: Stereochemical relationship between bis(phenol) 5 and 5-pyrimidyl alkanol 4 obtained from the asymmetric autocatalysis. 5-pyrimidyl alkanol 4 entry [a] config. of bis(phenol) 5 isolated yield ee (%) [b] config. were added successively at 0 °C. After the mixture was stirred for 2 h, the reaction was quenched with HCl (1 M, 3 mL) and neutralized with a saturated NaHCO 3 solution (10 mL). The mixture was then filtered through celite and the filtrate extracted with AcOEt (3 times). The combined organic layers were dried over anhydrous Na 2 SO 4 and concentrated in vacuo. Purification of the residue by silica gel column chromatography on silica gel (hexane/AcOEt, 3:1, v/v) gave the (S)-pyrimidyl alkanol 4 (115 mg, 0.495 mmol, 92% ee) in 94% yield.
[b] The ee value was determined by HPLC using a chiral stationary phase (Daicel Chiralpak IB 4.6Φ x 250 mm, 254 nm UV detector, roomt., eluent: 5% 2-propanol in hexane (v/v), 1.0 mL / min., retention time: 11 min for S-4 and 15 min for R-4).
